nmental

27-Jan-2014

Ex.4-CBI

iPLLC

203 Kanawha Bivd E
Charleston, WV 25301

Re: Freedom Spill Work Order: {gEx. 4-cBI

ALS Environmental received 5 samples on 13-Jan-2014 05:00 PM for the analyses presented in the
following report.

The analytical data provided relates directly to the samples received by ALS Environmental and for only
the analyses requested.

Sample resuits are compliant with NELAP standard requirements and QC results achieved laboratory
specifications. Any exceptions are noted in the Case Narrative, or noted with qualifiers in the report or QC
batch information. Should this laboratory report need to be reproduced, it should be reproduced in full
uniess written approval has been obtained from ALS Environmental. Samples will be disposed in 30 days
uniess storage arrangements are made.

The total number of pages in this report is 14.

If you have any questions regarding this report, please feel free to contact me.

Sincerely,

Ex. 4 - CBI

Electronically approved by!I Ex. 4 -CBI H

Ex.4-CBI |

Project Manager

Certificate No: MN 532786

Report of Laboratory Analysis

www.alsglobal.com
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ALS Group USA, Corp

Date: 27-Jan-14

Client:

Project:

Work Order:

i Ex.4-CBI PLLC
Freedom Spill
1401359

Work Order Sample Summary

Lab Samp ID Client Sample ID

1401359-01
1401359-02
1401359-03
1401359-04
1401359-05

Van Mens Toil
Van Wom Toil
Van D.S. Toil
Van Bev

Van Hand

Matrix

Tag Number

Water
Water
Water
Water
Water

Collection Date

Date Received

Hold

1/13/2014 15:45
1/13/2014 15:50
1/13/2014 15:55
1/13/2014 16:05
1/13/2014 16:10

1/13/2014 17:00
1/13/2014 17:00
1/13/2014 17:00
1/13/2014 17:00
1/13/2014 17:00

ooo0oOo

Sample Summary Page 1 of 1
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ALS Group USA, Corp

Date: 27-Jan-14

Client: . Ex. 4 - CBI {rric QUALIFIERS
Project: Freedom Spill ’
WorkOrder: 1401359 ACRONYMS, UNITS
Qualifier Description
* Value exceeds Regulatory Limit
a Not accredited
B Analyte detected in the associated Method Blank above the Reporting Limit
E Value above quantitation range
H Analyzed outside of Holding Time
J Analyte is present at an estimated concentration between the MDL and Report Limit
n Not offered for accreditation
ND Not Detected at the Reporting Limit
(¢] Sample amount is > 4 times amount spiked
P Dual Column results percent difference > 40%
R RPD above laboratory control limit
S Spike Recovery outside laboratory control limits
U Analyzed but not detected above the MDL
Acronvm Description
DuUP Method Duplicate
LCS Laboratory Control Sample
LCSD Laboratory Control Sample Duplicate
LOD Limit of Detection (see MDL)
LOQ Limit of Quantitation (see PQL)
MBLK Method Blank
MDL Method Detection Limit
MS Matrix Spike
MSD Matrix Spike Duplicate
PQL Practical Quantitation Limit
RPD Relative Percent Difference
TDL Target Detection Limit
A APHA Standard Methods
D ASTM
E EPA
SW SW-846 Update III

Units Reported

Description

ug/L
mg/L

Micrograms per Liter

Milligrams per Liter

QF Page 1 of 1
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ALS Group USA, Corp

Date:

27-Jan-14

Client: : Ex. 4 - CBI

'PLLC

Project: Freedom Spill Work Order: 1401359
Sample ID: Van Mens Toil Lab ID: 1401359-01
Collection Date: 1/13/2014 03:45 PM Matrix: WATER
Report Dilution
Analyses Result Qual Limit  Units Factor Date Analyzed
ORGANIC COMPOUNDS BY GC-FID SW8015M Analyst: JD
Methanol ND 5.0 mg/L 1 1/22/2014 10:41 PM
ACIDS BY HPLC SW8300M Analyst: RM
Formic Acid ND 25 mg/L 1 1/16/2014 05:15 PM
CARBONYL COMPOUNDS BY HPLC SW8315A Prep Date: 1/16/2014 Analyst: RM
Formaldehyde 32 25 g/l 1 1/17/2014 04:30 PM
ORGANIC COMPOUNDS BY GC-FID SW8015M Prep Date: 1/15/2014 Analyst: RLK
4-Methyl-1-cyclohexanemethanol 0.16 0.050 mg/L 1 1/15/2014

Note:

See Qualifiers page for a list of qualifiers and their definitions.

Analytical Results Page 1 of 5
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ALS Group USA, Corp

Date:

27-Jan-14

Client: . Ex. 4 -CBI | pLLC
Project: Freedom Spill Work Order: 1401359
Sample ID: Van Wom Toil Lab ID: 1401359-02
Collection Date: 1/13/2014 03:50 PM Matrix: WATER
Report Dilution
Analyses Result Qual Limit  Units Factor Date Analyzed
ORGANIC COMPOUNDS BY GC-FID SW8015M Analyst: JD
Methanol ND 5.0 mg/L 1 1/22/2014 11:03 PM
ACIDS BY HPLC SW8300M Analyst: RM
Formic Acid ND 25 mg/L 1 1/16/2014 05:15 PM
CARBONYL COMPOUNDS BY HPLC SW8315A Prep Date: 1/16/2014 Analyst: RM
Formaldehyde 32 25 g/l 1 1/17/2014 04:30 PM
ORGANIC COMPOUNDS BY GC-FID SW8015M Prep Date: 1/15/2014 Analyst: RLK
4-Methyl-1-cyclohexanemethanol ND 0.050 mg/L 1 1/15/2014

Note:

See Qualifiers page for a list of qualifiers and their definitions.

Analytical Results Page 2 of 5
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ALS Group USA, Corp

Date:

27-Jan-14

Client:
Project: Freedom Spill Work Order: 1401359
Sample ID: Van D.S. Toil Lab ID: 1401359-03
Collection Date: 1/13/2014 03:55 PM Matrix: WATER
Report Dilution
Analyses Result Qual Limit  Units Factor Date Analyzed
ORGANIC COMPOUNDS BY GC-FID SW8015M Analyst: JD
Methanol ND 5.0 mg/L 1 1/22/2014 11:24 PM
ACIDS BY HPLC SW8300M Analyst: RM
Formic Acid ND 25 mg/L 1 1/16/2014 05:15 PM
CARBONYL COMPOUNDS BY HPLC SW8315A Prep Date: 1/16/2014 Analyst: RM
Formaldehyde 33 25 ug/L 1 1/17/2014 04:30 PM
ORGANIC COMPOUNDS BY GC-FID SW8015M Prep Date: 1/15/2014 Analyst: RLK
4-Methyl-1-cyclohexanemethanol 1.9 0.050 mg/L 1 1/15/2014

Note:

See Qualifiers page for a list of qualifiers and their definitions.

Analytical Results Page 3 of 5
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ALS Group USA, Corp Date: 27-Jan-14

Client: i Ex.4-CBI |PLLC

Project: Freedom Spill Work Order: 1401359

Sample ID: Van Bev Lab ID: 1401359-04

Collection Date: 1/13/2014 04:05 PM Matrix: WATER

Report Dilution

Analyses Result Qual Limit  Units Factor Date Analyzed

ORGANIC COMPOUNDS BY GC-FID SW8015M Analyst: JD
Methanol ND 5.0 mg/L 1 1/22/2014 11:45 PM

ACIDS BY HPLC SW8300M Analyst: RM
Formic Acid ND 25 mg/L 1 1/16/2014 05:15 PM

CARBONYL COMPOUNDS BY HPLC SW8315A Prep Date: 1/16/2014 Analyst: RM
Formaldehyde ND 25 ug/L 1 1/17/2014 04:30 PM

ORGANIC COMPOUNDS BY GC-FID SW8015M Prep Date: 1/15/2014 Analyst: RLK
4-Methyl-1-cyclohexanemethanol ND 0.050 mg/L 1 1/15/2014

Note:

See Qualifiers page for a list of qualifiers and their definitions.

Analytical Results Page 4 of 5
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ALS Group USA, Corp Date: 27-Jan-14

Client: i Ex.4-CBI :PLLC

Project: Freedom Spill Work Order: 1401359

Sample ID: Van Hand Lab ID: 1401359-05

Collection Date: 1/13/2014 04:10 PM Matrix: WATER

Report Dilution

Analyses Result Qual Limit  Units Factor Date Analyzed

ORGANIC COMPOUNDS BY GC-FID SW8015M Analyst: JD
Methanol ND 5.0 mg/L 1 1/23/2014 12:07 AM

ACIDS BY HPLC SW8300M Analyst: RM
Formic Acid ND 25 mg/L 1 1/16/2014 05:15 PM

CARBONYL COMPOUNDS BY HPLC SW8315A Prep Date: 1/16/2014 Analyst: RM
Formaldehyde ND 25 ug/L 1 1/17/2014 04:30 PM

ORGANIC COMPOUNDS BY GC-FID SW8015M Prep Date: 1/15/2014 Analyst: RLK
4-Methyl-1-cyclohexanemethanol ND 0.050 mg/L 1 1/15/2014

Note:

See Qualifiers page for a list of qualifiers and their definitions.

Analytical Results Page 5 of 5
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ALS Group USA, Corp Date: 27-Jan-14

Client: i  Ex.4-CBl !PLLC QC BATCH REPORT
Work Order: 1401359
Project: Freedom Spill
Batch ID: R134469 Instrument ID GC11 Method: SW8015M
MBLK Sample |D: MBLKW2-R134469 Units: mg/L Analysis Date: 1/22/2014 09:58 PM
Client ID: Run ID: GC11 140122B SeqNo: 2620658 Prep Date: DE 1
SPK Ref Control RPD Ref RPD
nalyte Result POl SPKval VYalue %REC  Limit Value %RpD  Limit Qual
Methanol ND 5.0
Sample ID: LCSW2-R134469 Units:mg/L Analysis Date: 1/22/2014 10:20 PM
Run ID: GC11 140122B SeqNo: 2620660 Prep Date: DE: 1
SPK Ref Control RPD Ref R‘PQ
Result PQL  SPKVval  Value %REC  Limit Value %Rpp  Limit Qual
Methanol 434 1 5.0 500 0 86.8 50-150 0
Sample ID: 1401721-02B MS Unitsimg/L Analysis Date: 1/23/2014 03:19 AM
Client ID: Run ID: GC11 140122B SeqNo 2620685 Prep Date: DF 2
SPK Ref Control RPD Ref RPD
nalyte Result PQL  SPKVal  Value %REC  Limit Value %Rpp Limit  Qual
Methanol 861.1 10 1000 0 86.1 50-150 0
MSD Sample 1D: 1401721-02B MSD Units mg/L Analysis Date: 1/23/2014 03:41 AM
Client ID: Run ID: GC11 1401228 SeqNo: 2620686 Prep Date: DE 2
SPK Ref Control RPD Ref RPD
nalyte Result PQL SPKVal Value %REC  Limit Value %RPD Hmit  Qual
Methanol 863.4 10 1000 0 86.3 50-150 861.1 0.27 30
The following samples were analyzed in this batch: 1401359-01B 1401359-02B 1401359-03B
1401359-04B 1401359-05B
Note: See Qualifiers Page for a list of Qualifiers and their explanation.

QC Page: 1 of 4
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Client: : Ex.4-CBI | PLLC QC BATCH REPORT
Work Order: 1401359

Project: Freedom Spill
Batch ID: 54948 Instrument ID HPLC2 Method: SW8315A
MBLK Sample ID: HBLKW1-54948-54948 Units:pg/L Analysis Date 1/17/2014 04:30 PM
Client ID: RuniD: HPLC2 140117A SeqNo:2616633 Prep Date: 1/16/2014 DE:1
SPK Ref Control RPD Ref RPD
nalyte Result PQL  SPKVal Value %REC ~ Limit Value %rPD Hmit  Qual
Formaldehyde ND 25
LCS Sample |D: HLCSW1-54948-54948 Units pg/L Analysis Date: 1/17/2014 04:30 PM
Client ID: Run ID: HPLC2 140117A SeqNo:2616634 Prep Date 1/16/2014 DF:1
SPK Ref Control RED Ref R_PD
nalyte Result PQL SPKkval Value %REC  Limit Value %rPD HmMit  Qual
Formaldehyde 437.3 25 500 0 875 50-150 0
MS Sample 1D: 1401356-03B MS Units:ya/L Analysis Date: 1/17/2014 04:30 PM
Client ID: Run D HPLC2 140117A SeqNo.2616625 Prep Date: 1/16/2014 DE: 1
SPK Ref Control RPD Ref RPD
nalyte Result PQL  SPKVval Value %REC  Limit Value %Rpp Limit  qua
Formaldehyde 371.9 25 500 0 744  50-150 0 H
Sample ID: 1401356-03B MSD Units: pg/L Analysis Date: 1/17/2014 04:30 PM
Run ID. HPLC2 140117A SeqNo0:2616626 Prep Date: 1/16/2014 DE:1
SPK Ref Control RPD Ref RPD
Result PQL  SPKVal Value %REC  Limit Value %RPD LMt Qug
Formaldehyde 453.6 25 500 0 90.7 50-150 371.9 19.8 50 H
The following samples were analyzed in this batch: 1401359-01B 1401359-02B 1401359-03B
1401359-04B 1401359-05B
Note: See Qualifiers Page for a list of Qualifiers and their explanation.

QC Page: 2 of 4
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Client: Ex. 4 - CBI; PLLC QC BATCH REPORT
Work Order: 1401359

Project: Freedom Spill

Batch ID: R134297a Instrument ID HPLC2 Method: SWS8300M

Sample ID: MB-R134297-R134297a Units.mg/L Analysis Date: 1/16/2014 05:15 PM
Run |D: HPLC2 140116B SegNo:2616527 Prep Date: DE:1

SPK Ref Control RPD Ref R_PE_)
Restilt PQL  SPKVal  Value %REC  Limit Value %RpD  Limit Qual

Sample |D: LCS-R134297-R134297a Units:mg/L Analysis Date: 1/16/2014 05:15 PM
Run ID: HPLC2 140116B SeqNo: 2616528 Prep Date: DFE: 1
SPK Ref Control RPD Ref RPI?
Result PQL SPKVal Value %REC  Limit Value %Rpp Limit gy
Formic Acid 503.1 25 500 0 101 80-120 0
Sample 1D: 1401356-04B MS Units mg/L Analysis Date: 1/16/2014 05:15 PM
Client ID: Run ID: HPLC2 140116B SeqgNo0:2616497 Prep Date: DE 1
SPK Ref Control RPD Ref R_PD_
nalyte Result PQL  SPKVal  Value %REC  Limit Value oRrPD  HME gy
Formic Acid 516.5 25 500 0 103 75-125 0
MSD Sample 1D: 1401356-04B MSD Units.mg/L Analysis Date: 1/16/2014 05:15 PM
Client ID: Run ID: HPLC2 140116B SeqNo0:2616498 Prep Date: DE: 1
SPK Ref Control RPD Ref RPD
nalyte Result PQL  SPKval  Value %REC  Limit Value %Rpp Limit gy
Formic Acid 513.9 25 500 0 103 75-125 516.5 0.507 20
The following samples were analyzed in this batch: 1401359-01B 1401359-02B 1401359-03B
1401359-04B 1401359-05B
Note: See Qualifiers Page for a list of Qualifiers and their explanation.

QC Page: 3 of 4
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Client: . _Ex.4-CBI_pic QC BATCH REPORT
Work Order: 1401359

Project: Freedom Spill
Batch ID: R134639 Instrument ID SUB Method: SWB8015M
MBLK Sample ID: MBLK-R134639 Unitsimg/L Analysis Date: 1/15/2014
Client ID: Run ID: SUB 140127A SeqNo:2624424 Prep Date: 1/15/2014 DE: 1
SPK Ref Control RPD Ref RPD
halyte Result PQL  SPKVal  Value %REC  Limit Value %Rpp  Limit
4-Methyl-1-cyciohexanemethanol ND 0.050
LcS Sample ID: LCS-R134639 Units:ma/L Analysis Date: 1/15/2014
Client ID: Run ID: SUB 140127A SeqNo0:2624423 Prep Date: 1/15/2014 DE: 1
SPK Ref Control RPD Ref RPD
nalyte Result POL  SPKVal Valie %REC  Limit Value %Rpp  Limit Qual
4-Methyl-1-cyclohexanemethanol 0.05585 0.050 0.0442 0 126 70-130 0
The following samples were analyzed in this batch: 1401359-01A 1401359-02A 1401359-03A
1401359-04A 1401359-05A
Note: See Qualifiers Page for a list of Qualifiers and their explanation.

QC Page: 4 of 4
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Cincinnati, OH
+1 513 733 5336

Fort Collins, CO
+1 970 490 1511

Chain of Custody Form

Houston, TX
+1 281 530 5656

South Charleston, WV
+1 304 356 3168

Spring City, PA
+1 610 948 4903

salt Lake City, UT

Everett, WA Holland, MI | Page of | Middletown, PA York, PA
+1 425356 2600 +1 616 399 6070 — M— +1 717 944 5541 +1-801 266 7700 +1 717 505 5280
ALS cocip: 16359
Environmental [ ALSProject Manager: | ALsworkorder #:[ |4 U] 2T -~

Customer Information

Prolect Information

Parameter/Method Request for Analysis

Purchase Order » «:,,’Proj’ect Name S P/ L Z/ A
e e o e : RS / - Y o Pa r)
Work Order -  Project Number | - B 'Zﬁw /;’ M/q Y-
SR T SR S 4 77
Oe‘mpany%hwl’;}r@ek ~ Bi,lyl To Company Ex 4 - C B I C A\?‘,)é é@%l//;{/
sendreportTe ¢ EX, 4 - CBI ~Invoice Attn " p| /!
'Addr,e,ss : Address = / // ,/ / M Y l/ &/; J
Clty/State/le' - City/State/Zip G
Phone; : Phone H-
Fax ; IFax [
" ol 4 4
e-Mail Address. | /Mg/u 'Q‘.—v ( MM;WMSS P' ﬂ M J
No. - Sample Description - Qate ‘ Time - Matrix Pres. # Bottles | A B |-¢c |.D - E F G H 1 J - Hold
= Tem ‘
1 :/‘/4/1/ /TersS Toy /// )3 |y | AT 2
| VAN nIor 20 1 prrss ) J
| VAR DS TG/ 1455 |
. —T
T Uar BEV e
s| [/hn) "THAPOD VY /M| ¥ \/
6
T
8
9
10 -7 A -
Samoler(s). Pl Print_&. Sian WA A 4 /| Shipment Method Required Turnaround Time: (Check Box) - [] Other Results Due Date:
b EX 4’ N C B!' " E | STD 10 WK Days [ 5 Wk Days -2 Wk Days - 24 Hour
FRé / / A Time: Received by: Notes: Cd M
, 772" 1 r0a 3 gy lede Zoc
"Hélﬁquiabeﬁ by 7 7&4/ Timé: ’.Re.cebledhyll.aharam); ----- P B ' Cooler ID Cooler Temp | QC Package: (Check One Box Belo)l)/
’,//3//“/ /208 N Ex. 4 - CBI : ” O Level It Std QG O TRRP Checkiist
Logged by (Laboratory): Date? Time: Checlfed G taporatorV): Y X [ Level lil Std QC/Raw Date  [] TRRP Level IV
: i [ Level IV SWB46/CLP
Preservative Key: .. 1-HCI 2-HNO; 3-H,S0, 4-NaOH 5-Na,S,0, 6-NaHSO, 7-Other  8-4°C 9-5035 [] Other

Note:

1. Any changes must be made in writing once samples and COC Form have been submitted to ALS Environmental.

2. Unless otherwise agreed in a formal contract, services provided by ALS Environmental are expressly limited to the terms and conditions stated on the reverse.
3. The Chain of Custody is a legal document. All information must be completed accurately.

Copyright 2012 by ALS Environmental.
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ALS Group USA, Corp

Ex.4-CBI |

Client Name: :

Work Order: [

Sample Receipt Checklist

Checklist completed byj Ex. 4 - CBI ! 13-Jan-14
eSignature Date

Matrices: Water

Carrier name: Client

Shipping container/cooler in good condition? Yes
Custody seals intact on shipping container/cooler? Yes
Custody seais intact on sample bottles? Yes
Chain of custody present? Yes
Chain of custody signed when relinquished and received? Yes
Chain of custody agrees with sample labels? Yes
Sampiles in proper container/bottle? Yes
Sample containers intact? Yes
Sufficient sample volume for indicated test? Yes
All samples received within holding time? Yes
Container/Temp Blank temperature in compliance? Yes
Sample(s) received on ice? Yes

Temperature(s)/Thermometer(s):
Cooler(s)/Kit(s):

Date/Time sample(s) sent to storage:
Water - VOA vials have zero headspace?
Water - pH acceptable upon receipt?

pH adjusted?

pH adjusted by:

Login Notes:

RORKRRKRKRKRKRKROOR

Date/Time Received:

Received by:

Reviewed by:

13-Jan-14 17:00

i i
iEx 4-CBI

16-Jan-14

“eSignafure Date

No (1
No [
No (J
No (J
No (1
No [
No (J
No (J
No (J
No (1
No M

No|:|

Not Present

Not Present

R & O

Not Present

liec

| R |

Yes

Yes

Yes

Ooo0oa4d

No L] No VOA vials submitted
No [ n/A

No [ na

!

Client only supplied one amber liter per site per analysis requested instead of two one liter ambers per site per

analysis.

Client Contacted:

Contacted By:

Regarding:

Date Contacted:

Person Contacted:

Comments:

CorrectiveAction:

SRC Page 1 of 1
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